Key indicators: single-crystal X-ray study; T = 83 K; mean (C-C) = 0.005 Å; R factor = 0.045; wR factor = 0.099; data-to-parameter ratio = 8.8.
The title compound, C 14 H 19 NO 3 , was obtained as one of the two isomers of a Sharpless asymmetric dihydroxylation reaction of (1S)-1-[(1R)-1-phenylethyl]-4-vinylpyrrolidin-2one. The absolute stereochemistry of this isomer was determined from the known stereochemistry (R) at the bridge C atom between the phenyl and pyrrolidine rings. The molecules form one-dimensional tapes along the b axis via hydrogen bonding between the carbonyl O atom and the alcohol groups of neighbouring molecules. These assemble into sheets via interdigitative stacking of the phenyl rings and C-HÁ Á ÁO interactions.
Related literature
For related literature see: Fava et al. (1999) .
Experimental
Crystal data C 14 H 19 NO 3 M r = 249.30 Monoclinic, P2 1 a = 6.1953 (1) Å b = 8.2895 (2) Å c = 13.2737 (1) Å = 103.353 (2) V = 663.25 (2) Å 3 Z = 2 Mo K radiation = 0.09 mm À1 T = 83 (2) K 0.28 Â 0.18 Â 0.10 mm
Data collection
Siemens SMART APEX CCD diffractometer Absorption correction: none 4016 measured reflections 1461 independent reflections 1271 reflections with I > 2(I) R int = 0.040 Refinement R[F 2 > 2(F 2 )] = 0.045 wR(F 2 ) = 0.099 S = 1.01 1461 reflections 166 parameters 1 restraint H-atom parameters constrained Á max = 0.20 e Å À3 Á min = À0.22 e Å À3 Table 1 Hydrogen-bond geometry (Å , ). Data collection: SMART (Siemens, 1995); cell refinement: SAINT (Siemens, 1995); data reduction: SAINT; program(s) used to solve structure: SHELXS97 (Sheldrick, 2008); program(s) used to refine structure: SHELXL97 (Sheldrick, 2008); molecular graphics: ORTEPIII (Burnett & Johnson, 1996) and Mercury (Macrae et al., 2006) ; software used to prepare material for publication: WinGX (Farrugia, 1999) .
A. Blaser and P. D. W. Boyd
Comment
The title compound (I) was obtained as one of the two isomers of a Sharpless asymmetric dihydroxylation reaction of (1S)-1-((1R)-1-phenylethyl)-4-vinylpyrrolidin-2-one (Fava et al.1999) . The major isomer from the reaction was recrystallized to give a pure sample for X-ray analysis. The molecular structure of (I) is shown in Fig. 1 . The assignment of the absolute stereochemistry is based on the known stereochemistry of C7 (R). This leads to the absolute configuration at C10 and C13 as R.
The molecules of (I) in the crystal form one dimensional tapes along the b axis via hydrogen bonding between the carbonyl oxygen, O1 and the two alcohol moieties O2-H and O3-H. These assemble by interdigitative stacking of phenyl rings between tapes and further connection by C11-H11B···O3, C5-H5···O2 interactions between adjacent molecules to form sheets near the b-c plane, Fig. 2 (Table 1) .
392766) was dissolved in tert-butanol (5 ml) and water (5 ml). Methanesulfonamide (98 mg, 1 mmol) was added and cooled to 273 K, (1S)-1-((1R)-1-phenylethyl)-4-vinylpyrrolidin-2-one1 (216 mg, 1 mmol) was added and the reaction stirred for 24 h. Na 2 SO 3 (1.5 g, 11.9 mmol) was added and stirred for another 90 minutes. The reaction was extracted with dichloromethane (4x100 ml), the combined organic layers were washed with 2 N KOH solution, dried (Na 2 SO 4 ) and con- 
Refinement
Hydrogen atoms were placed in calculated positions and refined using the riding model [O-H = 0.82 Å C-H = 0.93-0.97 Å], with U iso (H) = 1.5 times U eq (O) and U iso (H) = 1.2 or 1.5 times U eq (C).. Refinement. Refinement of F 2 against ALL reflections. The weighted R-factor wR and goodness of fit S are based on F 2 , conventional R-factors R are based on F, with F set to zero for negative F 2 . The threshold expression of F 2 > σ(F 2 ) is used only for calculating Rfactors(gt) etc. and is not relevant to the choice of reflections for refinement. R-factors based on F 2 are statistically about twice as large as those based on F, and R-factors based on ALL data will be even larger. 
Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (Å 2 )

